From the aerial parts of Asperula lutea subsp. rigidula (Halacsy) Ehrend., an endemic plant of south-eastern Greece, nine known compounds, β-sitosterol, geniposidic acid, deacetyl-asperuloside, scandoside, chlorogenic acid, quercetin, hyperin, isoquercitrin and rutin, were isolated. From the analysis of a non polar fraction of the methanolic extract by means of GC and GC-MS, eighteen compounds were identified, mainly esters of fatty acids. The major components were the ethyl esters of palmitic acid (32.7%), linolenic acid (20.1%) and linoleic acid (10.5%).
The genus Asperula L., family Rubiaceae, is related to Galium [1a] . A. odorata L. (syn. Galium odoratum) was used in folk medicine as a diuretic, tonic and against diarrhea [2] . A. lutea subsp. rigidula (Halácsy) Ehrend. is a perennial herb, endemic to the mountains of south-central Greece, growing on screes, gravel, rock crevices and ledges, usually on limestone [1a-1c] .
Flavonoids [3a] , coumarins [3b], iridoids [3c,3d] and anthraquinones [3e] have been reported as the main classes of secondary metabolites in Asperula species. A. lutea subsp. rigidula has not been investigated previously. Separation of a crude extract of the species using liquid chromatography allowed us to isolate a number of known compounds, which were mainly flavonoids and iridoids. Specifically, the isolated compounds were: β-sitosterol (1), hyperin (2), quercetin (3), geniposidic acid (4), chlorogenic acid (5), rutin (6), isoquercitrin (7), deacetylasperuloside (8) and scandoside (9).
Analysis of the non polar fraction (A1) by GC and GC-MS revealed that it was mainly composed of fatty acid esters (Table 1) , the major of which were the ethyl esters of palmitic acid (32.7%), linolenic acid (20.1%) and linoleic acid (10.5%). The natural presence of both methyl and ethyl esters of fatty acids was particularly interesting because they are related to the biosynthesis of fatty substances of plants and it shows that methyl esters are not as rare as they were thought to be in higher plants.
The flavonoids isolated are those generally known in the genus Asperula and are derivatives of quercetin [3a] . From the isolated iridoids, deacetyl-asperuloside has been reported for several Asperula species [3f], and the other isolated iridoids belong to the asperuloside type. The 
Plant material:
The flowering aerial parts of A. lutea subsp. rigidula were collected in Megara (Attiki Prefecture), in June 2000 (OT-12, ATHU).
Extraction and GC-MS analysis:
Dried and finely powdered aerial parts of A. lutea subsp. rigidula (530 g) were extracted at room temperature with methanol; the solvent was removed under reduced pressure to afford 33.5 g of dark green residue. This was subjected to vacuum liquid chromatography (VLC) over silica gel (silica gel 60H, Merck Art. 7736) using CH 2 Cl 2 : MeOH mixtures of increasing polarity as eluents to yield 9 fractions A1-A9.
Fraction A1 was analyzed by GC and GC-MS, as previously published [4a,4b] .
Isolation procedure: Fraction A5 mainly afforded compound 1 (270 mg) [5a] . Fraction A6 was separated by VLC on silica gel (CH 2 Cl 2 : MeOH mixtures of increasing polarity100:0 to 0:100) to yield 30 fractions A6/1-A6/30. Fraction A6/19-21 was separated by column chromatography (CC) on silica gel (CH 2 Cl 2 : MeOH, from 90:10 to 70:30, EtOAc:MeOH, from 70:30 to 40:60) to yield 99 fractions. Fraction A6/19-21/22-24 (11.8 mg) was separated by preparative TLC (silica gel, Merck Art. 5715;
